The title compound, C 26 H 32 BrNO, the ring with the amide unit possesses a chair conformation with the two methyl groups in axial positions..
Related literature
For the synthesis and biological activity of dehydroabietamide derivatives, see: Ntokos et al. (1973) ; Sepulveda et al. (2005) ; Fujita et al. (1991) . For related structures see: Rao et al. (2006 Rao et al. ( , 2007 .
Experimental
Crystal data C 26 H 32 BrNO M r = 454.44 Orthorhombic, P2 1 2 1 2 1 a = 5.9640 (12) Å b = 11.750 (2) Å c = 32.758 (7) Å V = 2295.6 (8) Å 3 Z = 4 Mo K radiation = 1.81 mm À1 T = 293 K 0.20 Â 0.10 Â 0.10 mm
Data collection
Enraf-Nonius CAD-4 diffractometer Absorption correction: scan (North et al., 1968) T min = 0.714, T max = 0.840 4770 measured reflections 4143 independent reflections 1931 reflections with I > 2(I) R int = 0.063 3 standard reflections every 200 reflections intensity decay: 1% Refinement R[F 2 > 2(F 2 )] = 0.065 wR(F 2 ) = 0.133 S = 1.00 4143 reflections 257 parameters H-atom parameters constrained Á max = 0.32 e Å À3 Á min = À0.34 e Å À3 Absolute structure: Flack (1983) , 1699 Friedel pairs Flack parameter: À0.003 (16) Data collection: CAD-4 EXPRESS (Enraf-Nonius, 1989); cell refinement: CAD-4 EXPRESS; data reduction: XCAD4 (Harms & Wocadlo,1995) ; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008) ; program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: SHELXTL (Sheldrick, 2008) ; software used to prepare material for publication: SHELXL97.
(4R,5R,10S)-N-(4-Bromophenyl)dehydroabietamide W. Gu and S. Wang
Comment
As a part of our ongoing research on the synthesis and biological activities of dehydroabietic acid derivatives, a serial of dehydroabietamides were synthesized and the crystal structure of the title compound was detected.
Experimental
To a solution of dehydroabietic acid (6.0 g, 0.02 mol) in benzene (40 ml) was added dropwise 2.16 ml of SOCl 2 (3.6 g, 0.03 mol), and the mixture was refluxed for 3 h. After cooling to room temperature, the solvent was removed in vacuo, and the residue was then dissolved in 30 ml of benzene, to which triethylamine (2.02 g, 0.02 mol) and p-bromoaniline (3.6 g, 0.021 mol) were added, and the mixture was stirred at room temperature for 24 h. The mixture was then filtered to remove precipitate, the filtrate was evaporated in vacuo to afford a yellowish solid, which was recrystalized in EtOH to give (I) as colorless needles (7.3 g, 81%). Single crystals of (I) suitable for an X-ray diffraction study were obtained by slow evaporation of an acetone solution at room temperature over a period of 5 d.
Refinement
All H atoms were placed geometrically with C-H = 0.93-0.98 Å, N-H = 0.86 Å and included in the refinement in riding motion approximation with U iso (H) = 1.2U eq of the carrier atom. 
